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chromatography-triple quadrupole mass spectrometry
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Al

i3

VB PR NROEA B SAE fRyiE) (R NS BEDKY S Bebiiaik) » B S sgis s, o
TSR, MK T PRI (TN 52 Tk, e AR HE
Jiki

AARUERE T M 5E MK . R K AT ¥ 2K bR 7K e oA 0 T i 1) e 28 A € 3% - = 7 DY AR AT
AARAERI S A R B A R .
AKRIE N B IR KA

AR 1 A AR B A SIS I w L VRIS AR ] A DT
PN NG S AT VT R AP R XS R DS TN TR S P N U SRS

AFRHEIGAE BT . WIA6 A AR S FRBE W I it o VT IRAE BRI Aoty o VT A AT AR 28 FA 8 W i v
O WL T3 AR A FRBE U Focy s WV A8 e N A 25 BRI I mh O R 0T Y A B 0 TR R A ]
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KR AEBERNE SIRERIE-ZENRTRIEE

EE: XUPEANBFHRETRAMRREE, BREH RERIAEZENEBR
EAERE: FHRERMBERIFERE, B EEEME IR

1 EAERE

AKRAERLE T 058 7K P DA I I e (1) v S50 a0 - — F DU BT T
AN T HUF K HUR 7K ARG 7K b R 7K oA 45 T e (4 DN 5
BEREVRRIA 10.0 uL I, PIRIBEIE 27340 PR 0.02 pe/L, 52 R B4 0.08 pg/L.

2 eS| At

ARRUES I T FAISCAFEIL R 40K N B H I 5| i ArdE, 0E B I RCASE T A bk
JURRE F IS bR, HEBRA CEFEETERBS) EH TAUE . FAb SO 8 ORI 1k
Bl BT, BSOS T AR

HI91.1  ¥5 7K MHEAR

HI91.2 M R/KEAEE ot & I 2 ARG

HJ 164 Hu T ZKIAEE Ha I+ ARG

3 JERE

FESH 2RI UE ), FH RGBT s - = S DU ST s Rl AR R B IR TR AR s 1o Je A2 e
P, WAREE &

4 FIFAHEE

FLAT AR O B 0 ) B AR )iy LU (K00 SO e 27 A0, ) el e A sl A e A 1 1 6 S5 Bk
T A I OO I P S S AR TR K BT Z IR A

5 kANt

BRAE S A UL, o3BT I 3848 F A A [ SRR UE 1 2 A 2l R0, SEE6 FHZK 8 il £ AN & H AR B0
4lizK .
51 HEE (CH;OH) : k4l
52 H (HCOOH) : fiifk4li,
53 /K (NHyH,0) : wE[25%, 28%].
5.4 HWEKEW
HERIREI 1.00 mL R (5.2) FISEMAIERKE 1 L A&+, HKE%.
55 NMEIEIEARER 25 p(CsHsNO)=100 mg/L.
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AL ST B A UERR AR, AR T, 4 i it B BRI A
5.6 NMIEIEARE R : p(C3sHsNO)=1.00 mg/L.
IR 100 L NMSEBEIARMER £ (5.5) T 10 mL Z&%E0H, FWEE (5.1) &%, B . b
WT-18 CLLURA R ®h. BOLMRAT, RAFHIh 60 d.
5.7 WIHEBEIAREE M p(C3HsNO)=100 pg/L.
B 1.0 mL B RAR R A (5.6) T 10 mL &b, FHgiAoe s, WA IR
5.8  TNMIEIE NFRFRAEI & p(C3HsNO-d3)=100 mg/L.
AT ST G UEFRMEV I, CAS 528 122775-19-3, W50 W, 4277 il B 45 B sk AR 7F
5.9 WML NARFRAEMT A p(CsHsNO-d5)=1.00 mg/L.
HY 100 pL POMSEERG N FRbRUAER 208 (5.8) T 10 mL Z&E R, FWEE (5.1) @&, BA . brdE
W T-18 CLAURA . %E, BOGIRAE, MRAFENHN 60 d.
510 FFNkdEds: 0.22 pm, JEBEM B SRRV M Je N el B g £F 4
511 %A 4% =99.99%.
512 SABPHEFACHAT: 1.0 mL, HRCARBACATIRI A O0 = CIR AR AL TR Y)

6 UEF/FIREF

6.1 KAEN: 100 mL 2R DU SR L0 A ERI 15 FOOMER 11 Aoy €0 304 R, e o £, 5L 28 8% 113 o

6.2 OBAH OG- = B PUAAT A TCA e 2 2 R, LA s A A P G TR IS 22 s 3 ) Ty
fE

6.3 (oAt HURPKI RN 1.7 um, AEKR 100 mm, NAEK 2.1 mm () Cg (Oi%4E, s HADMEAEAIT (G
WA,

6.4 LI LS AR A% o

7 K&

11 HRREMRE

FZHEHT 91,1, HI 91.2 A1 HJ 164 (AU REEFE b KA (6.1) REEFEN, AF 5 N iR
. TR (5.2) BaUK (5.3) 7T pHAEE 4.0~7.0, 4 CLLRAM. BOCGZHAGRAE, 7 d N5Em
ST

7.2 REERYHE

Rerredhiie sy, AL pERs (5100 bk, IR EWE . MR 1.0 mL AR5l 24
S A 2.0 pL PGB W FRARHERE T (5.9), TRAIFFI.

7.3 Z=ARENF&E
FIKAERES, $ R HI & (7.2) MR RHRAED B, 6% 250 =02 F e
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8 TR

8.1 UFESEEKH

8.1.1 ®IZSEEH

WA A: TIR/KIEIR (5.4); WA B: HEE (5.1); Wii#: 0.3 mL/min; BHEVERFET WL 1;
HEFEARR: 10.0 pL; FEE: 40 C.

R REEMERRER

I i) (min) A A BT E (%) A B B (%)
0 98 2
L5 98 2
2.0 5 95
3.0 5 95
4.0 98
6.0 98

8.1.2 ik

8121 [RitSEE&MH

BUR: HImIS TR (ESD, RS A BRI 2 NI (MRMD; B L
5500 V; B FURIE: 550 C; FALUE S 3.79X10°Pa (55 psiD; ABIINFA TS S 3.79X10° Pa (55
psi): AT ) 241X 10°Pa (35 psi); 22 W N4 WL 2.

ST AFERRAL, SETReAFAE 2 5w, 8 AT 5 ZEEAT AL o

x2 ZRNBENSEFH

75 AW BEE T (mlz) FETF (mlz) HEFLHEE (V) | R (V) | BERIIE (ms)
IO 72.0 55.1% 30 15 50
1 A LI .
72.0 44.0 30 18 50
. 75.1 58.0° 40 17 50
2 BN -d; b
75.1 44.0 40 30 50
H: ChERET, ChENE T,

o

8.1.2.2 [Rikifik

S22 At A5 P 5 ] A5 A R0 N TR M A IS B (OBl REEE NI H 3, LU DR A 33 40 T
HIRE -

8.2

I

8.2.1 FrAEMMLRRIEESL

P MU I I IR bR REAE T (5,70 F7 10 mL 2550, FUKECHIA T 5 AR rl i brit
3
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RA, bavERSFEWEE /4 0.100 ug/L 0.500 pg/L. 2.00 ug/L. 5.00 ug/L. 20.0 pg/L (- hZH%
W) HU 1.0 mL VWCE TRESA, TN 2.0 pL ARSI (5.9), TRAT. HIRUAE S i AR on)
WRAE RTINS, LIRS H KT (8.1 7007, DAIIE IR T BE R AR bR, TR I M (14 U [T
RARIRE Y A B 5T i SRR b5 A PR TRTRR ) ELAB R AR bR, S bt th 2

8.2.2 #tMESHEILE

TEAERSH AT (8.1) 1, WML A AR B 7 i - LA 1,

2.5x10° .
1
2.0x10°
=
4 1 8vl10” 4
2 15x10
A
=
il )
ns &
riigd . AN
a ne10° J
Flllng b A4 I
< ||
11
i
11
%
a4 |
D.UX1U 7] l.
|
|
[ [ S ,
I N N i
T T T T T T 1
0 1 2 3 4 5 6
i S
Bl Rl/min

| I, 22— TR B -ds
B 1 AHEEEE (5.00 pg/L) RAFR (2.00 yg/L) BIREFEILEE

8.3 WHHEME

LSRN ST (8.2.1) AHFIIIACAFNIE B (7.2)0 A 100 P PO Ik BB H AR vAE sl 2 1)
LRVETEE, W AKRRRERE S S, SR Al

8.4 ZTHIRE

S RFENE (8.3) M A AFIN 52 S5 == 28 kA (7.3)

9 HRUHESERT

9.1 EMSH

FEAHTRN PR SEB6 451 5 R o oA 0 I A P O B IR 1) S b A it o ) O B ISP TR B, 22 2/ 145 T
0.2 mine FE b A A LN E PE RS T IIARRS F2 1 Kam 55 R BEHZA (AR HERS BT E Pk B AR 25 Ko
B, AmZEAT A 3 MUE M K Se Vi 22, BIRT A5 D A il AP A7 A R %

TRt o AR AV T M 8 1 BRI REN E . Kaam FE A0 (1D T

Km:%xm% ............................................................. (D

1
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Ay
K RF o P 2 P B T HOAIR 2, %:

A, A it HF PR B A e T 5 R TR (e vy )
A, FE A R TR A B e o 2 IR U T AR (k).
FrUEA R R IR e T 2 T IR 2 Kgg J A (2) THE:
Ky = 2502 30 100% o 2
td1
A
K IER I TN I 5 1 2 7 IR =R TS, %
Asiaz PR VHE R A I IO 2 o T 28 7 AT T AR e v )
Agar PRV M A I B e 5 B2 1 MO TR, (b sy )
F3 TEMBEFHEMEENRARITFRE
Fekx P Ao vk
Kaa (%) Kyq>>50 20<K <50 10<K <20 Ka<10
Keom FIBK EVFIRZE (%) +20 +25 +30 +50

92 #RitE

P it TR A A R B IR R I A 5 (3D THA

A
p —FF b R R T RS, /L
0, —— AR HE i 26 75 2 (R RE T AR IR 1 R R IR, ng/Ls
D— iR 8
9.3 HRXERTF

ME LRI R 3 AATRE T N e A B TR B 2

10 HEMRE

10.1 #5%

K

6 5208 50 IS BRI bR R BE 4> 104 0.100 pg/L. 5.00 pg/L. 10.0 pg/L. 20.0 pg/L K45 [AFE 5 H
SIGE 6 W T256 = N ARHARHEIR 252 51 R 4.5%~7.9%- 0.2%~8.2%- 0.2%~3.7% 0.6%~2.7%; &
% 5 A AH X B D 2523 30 8.5% 1.1%- 1.1%- 2.1%; B PERR 4> %14 0.02 pg/L+ 0.52 ug/L+ 0.55 pg/L.
0.73 png/L; FILPERR 23514 0.03 pg/L. 0.52 pg/L. 0.59 pg/L. 1.39 pg/L.

6 5 SZI 50 IS BRI FR R BE 43 04 0.100 pg/L. 0.50 pg/L. 20.0 pg/L. 10.0 pg/L {1 Rk,
PR ARG AR DNE R K ESME 6 IR SE 3 AR BRAE IR 2273 508 1.9%~19%. 0.4%~4.5%-
0.3%~2.6%- 0.6%~4.2%; S50 % WA FRAEI 2270 A 2.3% 6.8%. 10%. 12%; HE 15514
0.03 pg/L. 0.04 pg/L. 1.01 pg/L. 0.98 pg/L; FFILEFR 5778 0.03 pg/L. 0.11 pg/L. 5.64 pg/L. 5.20 pg/L.

Ky L4 R WLt B h & B.1.
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102 FRAME

6 5 S0 % IS BRI BRI BE 4> 104 0.100 pg/L. 5.00 pg/L. 10.0 pg/L. 20.0 pg/L K45 (AFE 5
HIE 6 U IARPICER 510 88.0%~112%. 98.8%~101%. 98.2%~102%. 99.5%~105%; Hntx/Hl
WA B A2 30K 99.5% 4 17% 99.8%42.0%. 99.9%+3.0%. 102%+5.0%.

6 5 SZI8 5% I BRI FR R BE 4304 0.100 pg/L. 0.50 pg/L. 20.0 pg/L. 10.0 pg/L {1 Rk,
PR AT KR TN K MGE 6 ] IbsBICEE 08 96.0%~105% 100%~117%- 83.0%~
107%- 88.5%~121%; JIARFISCR S &AH 2514 103%£7.0%+ 107% % 15%- 94.8% +20%- 100% £24%.

IETHREE 4 R 2 DL % B & B.2,

1 REFRIEMREES

1.1 Z=HIRK
B 20 MEEMERBELIR (ZDF 20 ) WD HT 1 AN ARG, e g B NAR T v H BR
112 KfE

Pl Hh 2 (AR R HON =0.995 0 BFMHT 20 MAE A ERERIE (DT 20 4D BEIIE 1 ASFRdE 2k
A] PR RV, I 45 SRATDR DR 2 N AE = 20% LI, 105 JUJ A BT e S At 25

11.3 FEiTHE
20 MRESRERREEIR (D F 20 ) BT L ASFEATRE, SFATRERI AR 22 N AE £25% LN
11.4  EKhkz

20 MEEREREERE IR (DT 20 N) B0 1 AN FEAINEREE, AR RDBCR N AE 70%~130%2 0]
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Mt & A
CERIMEM )
B RN

Al BERYMNITE A

SR FHUARH 17 % FEE 110 TR 75 Tt J A s A5 ot R s o s e 2 P AR R AT S A ot PRI B, A 5K
(A1) WF:
ME=A /40X 100% ...oevoeeeeereeeeeeeeseeeeeeeeeresesenaes (A.1)
A
ME—ZE RN, %;
Ag—FRAER U PR TR P bR (I TR (Bl ) 5
A—FF ity HPORH [0 B TAT A T i A A PR D TR (il )

A2 ERTIFERTE

FESH AR R Na' s K25 1o A B RN . N KT 150%, 3N T 50%H, [
T IERE SRR B U P 2 A (5.12) BRARIE Tt

Rk ik BRERRAS, AL uERS (5.10) Rb9E, BB ERE T, IAKFRE, e
B EL 1.0 mL SR ERE O, I 2.0 pL WARE R (5.9), TRAIFRI .

SUMBH B A WA A 72 HL 5.0 mL KT AU BH B AS AR (5.12);5 KRR RRAS, B 5.0 mL
Ffdh, BLZ) 2 mL/min FFEEGE R FA0RE, 37 E000R 2 mL a4k, RS NIRRT AT
AOLPERS (5.10) T8, MEFAEI 1.0 mL B 2RO, I 2.0 pL WARERIE (5.9), TRAIFFN.
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Mf % B
(R RE RO
FiERERE
F B HEREEE
FEf FEMREE | IARAREE bﬂﬁ}ﬁi}ﬂuﬁ i%?ﬂ*ﬁxﬁﬂﬁé i%%\l‘lﬂ*ﬁﬁﬁ EEMER | PR
(pg/L) (pg/L) | RJE (ug/L) 2 (%) WEmZE (%) (pg/L) (pg/L)
ND 0.10 0.10 4.5~7.9 8.5 0.02 0.03
. ND 5.00 4.99 0.2~8.2 1.1 0.52 0.52
R
ND 10.0 9.96 0.2~3.7 1.1 0.55 0.59
ND 20.0 20.4 0.6~2.7 2.1 0.73 1.39
HFK ND 0.10 0.10 1.9~19 23 0.03 0.03
K ND 0.50 0.53 0.4~4.5 6.8 0.04 0.11
LG5k ND 20.0 18.9 0.3~2.6 10 1.01 5.64
ToalkEK 4.90 10.0 14.9 0.6~4.2 12 0.98 5.20
W ND RREM .
#xB2 HEMIEWHE
R *f;z/«f)rﬁ }J(”J’;‘;f)g P (%) P (%) S5 (%) P25, (%)
ND 0.10 88.0~112 99.5 8.5 99.5+17
. ND 5.00 98.8~101 99.8 1.0 99.84+2.0
R
ND 10.0 98.2~102 99.9 1.5 99.94+3.0
ND 20.0 99.5~105 102 2.5 102+5.0
iR IK ND 0.10 96.0~105 103 35 103+7.0
KK ND 0.50 100~117 107 7.6 107+15
AT K ND 20.0 83.0~107 94.8 9.9 94.8+20
Tk K 4.90 10.0 88.5~121 100 12 100424
W: ND RREMH .






